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Crystal data (TT) for some androstanes*. By Jean mTohrt, Barbara a!haner and Dortta A. Norton, Biophysics 
Department, Roswell Park Memorial Institute, Buffalo, New York 14203, U.S.A. 

{Received 2 February 1965) 



Nort n, Lu & Campbell (1962) reported the single-crystal 
data for a series of androstanes. This paper reports the same 
data for a second set of androstanes (Table 1) using the 

* This investigation was supported in part by Public Health 
Service Research Grant CA-06183 from the National Cancer 
Institute. 



same techniques described in the earlier paper. No further 
work on these compounds is contemplated. 

Reference 

Norton, D. A., Lu, C. T. & Campbell, A. E. (1962). Acta 
Cryst 15, 1189. 



Table 1. Crystal data (II) for some androstanes 



Formula 
Mol. Wt. 
Dm (g.cm-3) 
D x (gxm-3) 
Space group 

Z 

n°\ 

K(A3) 
Solvent 

* ± 0-009 A 



1 


2 


3 


4 


5 


6 


7 


8 


9 


C19H2602 


C19H26O2 


C19H28O2 


C19H28O2 


C19H30O2 


C19H30O2 


C,9H 2 40 3 


C21H30O3 


C26H34O3 


286-40 


286-40 


288-41 


288-41 


290*43 


290-43 


300*38 


330-45 


394-53 


1178 


1-164 


1147 


1186 


1-132 


1*147 


1-264 


1*162 


1148 


1*175 


1*174 


1*143 


1*177 


1-103 


1*084 


1-253 


1*201 


1-207 


Mi2i2i 


P2-2-2 


A2 




P2i 


Plilxlx 


Plxl\l\ 


P2-2-2* 


Plx 


4 


4 


4 


4 


2 


4 


4 


4 


2 


12*963 


12*302 


21-337 


14*691 


11-614 


12-146 


9*263 


12*800 


10*860 


16-929 


18-644 


6- 186 


11*093 


8 096 


23*434 


26-531 


18169 


16*241 


7-366 


7*065 


12*704 


10-872 


9*422 


6-248 


6-477 


7*856 


6-236 






91*27 


113-23 


99*23 








-99-17 


1619 


1620 


1676 


1628 


874 


1779 


1592 


1827 


1086 


Ethanol 


Methanol 


Unknown 


Methanol 


Ethanol 


Ethanol 


Methanol- 


— Methanol 


Ethanol 



acetone 

1. 4-Androsten-3,17-dione (androstenedione) 

2. l,4-Androstadien-17£-ol-3-one (1-dehydrotestosterone) 

3. 5a-Androstan-3,17-dione (androstanedione) 

4. 4-Androsten-17/*-ol-3-one (testosterone) 

5. 5a-Androstan-17^ol-3-one (allodihydrotestosterone) 

6. 5-Androsten-3/f, 17/*-diol (adrenostenediol) 

7. 4-Androsten-3,ll,17-trione (adrenosterone) 

8. 4-Androsten-17£-ol-3-one 17-acetate (testosterone acetate) 

9. 5a-Androstan-17/J-oI-3-one 17-benzoate (dihydrotestosterone benzoate) 
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An X-ray investigation of the stereochemistry of Zn(NCS) 2 (C6H 5 NH2)2. By T.M. Shepherd and Ida Wood- 
ward, Chemistry Department, Queen's University of Belfast, Belfast, Northern Ireland. 

(Received 22 June 1964) 



The stereochemistry of the complex Zn^CSMCeHjNI^h 
is of interest in connection with studies in these laboratories 
on the factors governing the configuration of metal com- 
plexes. Nelson & Shepherd (unpublished work) have estab- 
lished, from magnetic and spectral data, that the correspond- 
ing Co(II) and Ni(II) complexes have octahedral (or tetrag- 
onal) structures with bridging NCS groups. X-ray powder 
patterns show that these and the corresponding Cd(II) 
complex are isomorphous, but that Zn(NCSMC6HsNH2)2 
has a different crystal structure. An attempt to determin 
this structure sufficiently to establish the coordination num- 
ber of the zinc atom is described here. 

Single crystals obtained by recrystallization from ethanol 
were used. These were needle-shaped, approx 1-5 mm long, 



and 0-3 mm in cross section. The needle axis being taken 
as the c axis, rotation photographs with Cu Kol radiation 
about the [001] and [110] axes and Laue photographs 
showed the unit cell to be orthorhombic with the cell 
dimensions: 

a= 14-56 ± 0 05 A 
b= 910±005 
c=12*7±01 

The values f a and b were derived from the observed 
spacings of 39 hOl reflexions, and their uncertainties are 
an estimate based on the standard deviations of the ob- 
served and calculated values, c was obtained from layer 
line measurements of a rotation photograph. 
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Acta Cryst. (1970). B26, 1 184 

rcr^tallographic data for testoster ne hydrate and anhydrate. to A L Thakkar n d j«h™ h a » 
*-™A.Hall,^^^^ 

(Received 15 January 1970) 

Testosterone hydrate crystallizes in the space groun P2.1.1 uWtK r„ ■ ■ ■ 
dimensions o= 13-63, 6 = 15-95 and c-V*lT kLv 17 1 1 wlh four m °'ecules in a unit cell having the 
«, with four molecules in the unit «Tl Tn« : pro^r-H "1™°^°* ^tallizes in the space gfoup 
and £=110-5°. p oper ce " dlm *ns!ons are c=14-45, 6=1109, c=l0 88 X 



n a previous study on the solution behavior of testosterone 
m aqueous media, conversion of the anhydrate form to a 
hydrate was reported (Thakkar & Hall, 1969). Since 
testosterone is a natural hormone and exists in an aqueous 

W^r^ Ch ^ CtCriZ ^ t, ' 0n 0f this form * important, 
the M?ate rC W^oewKc parameters of 

m ^r hleie ' CryStal t were grown bv * continuous fall 

Tl&c^tTtl?** ^u 6008 solution 00016(1 fro m 33 0 
10 2 . 95 V at . 01 c Per hour. Elemental analysis Karl 

thtf and thOTn °gravimetric analysis showed 

this crystalline form to be the monohydrate 

From Weissenberg and precession photographs taken 
p"L V 1 radiation the space group has been found to be 
oHhv ^ ma i' C absences : *00. 0*0, and 00/ for h, k or / 
odd); there are four molecules in a unit-cell having the 

nSST . 3 ', 63 ' * = 15 95 and c = 794 A - The Tnshy 
measured by displacement is 1181 g.cm-3 which aeree* 

^79^? Ca ' CU,ated ^ ^ QrffaSfHSrf 



• Present address: College of Pharmacy Univereitv of 
Washington, Seattle. Washington 98105 Univc "ity of 



et«£ fo? m E a T D WC have measured the crystal param- 
S hydrous testosterone and have obtained vaS 

nS ^ / r0m rep0rtcd by Bernal & CrowfoS 

SISSlTS P ♦ J 5 "?" ' S * 2 ' with four molecules «Ta 
"^i^. 11 having the dimensions a= 14-73 4=1 1-09 r- 
10-88 A and £=113-3', which agree fJr\y tel 1 JSn 
values given by Ohrt, Haner & Norton (1965) There! 
however, an alternative cell with ^closer to 90°. The d*ne£ 

1 n/jii-j " ^ pve a ca'eulated density of 

m« 3 ,,^ / Wl ? 1Ch 18 Ident,cal with the experimentaUy 
measured value given by Bernal & Crowfoot 

«JrZJ "tertPorta data for these two forms of testo- 
!S Z% **• submi tted for inclusion in the ^JtS 
Powder Diffraction File. 

References 
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c Crystal data of BaSrFe 4 O g . By S.Meriani and G Sloccari htitutn h, ■ ru- ■ . ,• 

via Valeria 2, Trieste, Italy. *«-OCCari, chmca AppllcatQ MrUninrs/li a Triate 

(Received 20 January 1970) 
clKi^^tU-"^^ which contains two fo rmula units, are 



BaO^lS^. ^POrt on the phase equilibrium diagram, 
BaO-SrO-Fe 2 0,, shows that a new stable compound 
XlE 8 .?* ^r si £ 0 n BaSr ^O». may occurTs a^bgle 
tSnffn™, 6 " 00 * l ! C <**> ^62). It undergoes thermal 

?S5+l5c V?2L 120 °° C and melts 

Bat i i ??o«?f; w- I U ? hcr investi 8ation by Barbariol & 

S ioi S,^ 611 ^ new forms a "olid 

™ ^«he bmary compound BaFe 2 0«, which is 
reported to be orth rhombic (Okazaki, Mori & Mitsuda 



. 19 f 3 . ; ..P oD j nh & Bertaut, 1965). They display complete 
w ubu-i y above 1200-C whereas at lower temperaSa 
sohd-solution gap of increasing width was reported 

Single crystals of BaSrFe 4 0 8 were gr wn, by solid-state 
reacti n, from a pressed peUet mixture f 1 BaCOj : 1 SrCO, : 
2 Fe 2 Oj which was heated on a platinum strip in a resistance 

aXS^ a . b ° Ut 950 C 71,6 Sintered PeUetwas reground 
a " d c ™ d to complete reaction. The microcrystal- 

hne specimen was br ught to 1200°Cand left in the furnace 
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